Specifications TableSubject area*Chemistry*More specific subject area*Chemistry of natural products*Type of data*Figures*How data was acquired*Mass Spectroscopy (Agilent LC-MS system comprising an Agilent 1260 Infinity HPLC coupled to an Agilent 6530 Q-TOF-MS equipped with an ESI source)*\
*NMR (Brüker AM-400, NMR spectrometers)*\
*IR (Brüker Vector 22)*Data format*Raw and analyzed*Experimental factors*Root barks were dried at lab temperature; Samples were dissolved in CD*~*3*~*OD before NMR analyses and in CH*~*3*~*OH before IR analyses.*Experimental features*Dried and powdered root barks of E. suaveolens were extracted with MeOH. Purification by chromatographic methods led to the isolation of the new compounds. The latter were then analyzed by MS, IR and NMR spectroscopy.*Data source location*Châtenay-Malabry, France, University Paris-Sud*Data accessibility*The data is available with this article*Related research article[@bib1]*Jacques D.K, Barthélemy K.A., Ahmont Landry C.K., Faustin K.A., Paul Armand K., Sandrine A.A-G., Sissouma D., Blandine S-M., Karine L., Jean-Christophe J., Mehdi A. B., 2019. New cassane diterpenoids from the root bark of Erythrophleum suaveolens. Phytochem. Lett. 31, 166--169.***Value of the data**•NMR spectroscopy is a powerful means of analyzing chemical compounds that allow the elucidation of their structures.•Mass spectroscopy is a very sensitive analytical method that provides a lot of information about the molecular structure.•The fragments obtained by this technique are very informative, characteristic of the molecule and constitute an irrefutable signature of the molecule.•IR spectroscopy provides information on specific organic functions (C=O, NH, OH)

1. Data {#sec1}
=======

Here we display in [Fig. 1](#fig1){ref-type="fig"}, the ^1^H-NMR spectrum of compound 1. Characteristic signals are observed at δ~H~ 4.64 (H-3, HC-O), 4.41 (H-6, HC-OH), 5.73 (H-15, HC000000000000 000000000000 000000000000 111111111111 000000000000 111111111111 000000000000 000000000000 000000000000C), 3.53 (H-21, --CH~2~-O-), 3.03 (H-22, --CH~2~-N), 3.10 (H-23, N--CH~3~) and 3.70 (H-24, CH~3~--O).Fig. 1^1^H -RMN spectrum (in CD~3~OD) of 3β-hydroxy-3-methylbutanoyloxy-6α-hydroxy-nor-cassamine (1).Fig. 1

Correlations observed on the HSQC spectrum ([Fig. 2](#fig2){ref-type="fig"}) of compound 1 made it possible to establish the majority of the linkages between carbon and proton (^1^J~C-H~).Fig. 2HSQC spectrum (in CD~3~OD) of 3β-hydroxy-3-methylbutanoyloxy-6α-hydroxy-nor-cassamine (1).Fig. 2

The IR spectrum ([Fig. 3](#fig3){ref-type="fig"}) of compound 1 displays absorption bands of hydroxyl (OH) at ν~max~: 3344 cm^−1^ (wide) and amine (NH) at ν~max~: 3321 cm^−1^, esters and ketone (ν~max~ 1733, 1713 and 1670 cm^−1^).Fig. 3IR spectrum of 3β-hydroxy-3-methylbutanoyloxy-6α-hydroxy-nor-cassamine (1).Fig. 3

In [Fig. 4](#fig4){ref-type="fig"}A, HR-ESIMS displays a pseudo-molecular ion peak at m/z 552.2706 \[M+H\]^+^, allowing to determine the molecular formula C~29~H~45~NO~9~ for compound 1. Characteristic fragmentation peaks are also observed in [Fig. 4](#fig4){ref-type="fig"}B.Fig. 4HR-ESIMS of 3β-hydroxy-3-methylbutanoyloxy-6α-hydroxy-nor-cassamine (1).Fig. 4

Thereby, the pseudo molecular ion \[M+H\]^+^ gave the fragment at m/z 552.2706, the ion \[(M + H)-75\]^+^ at m/z 478.2111 corresponding to the loss of HO--CH~2~--CH~2~--NHCH~3~, the ion \[(M + H)-75-118\]^+^ at m/z 360.1566 corresponding to the loss of HO--C(CH~3~)~2~--CH~2~--COOH, the ion \[(M + H)-75-118-60\]^+^ at m/z 300.1415 corresponding to the loss of CH~3~--O--CO and the ion \[(M + H)-31\]^+^ at m/z 522.2316 corresponding to the loss of CH~3~--NH~2~. These peaks are characteristic of cassane diterpenoids amines [@bib2], [@bib3], [@bib4], [@bib5], this allowed to propose the fragmentation pathways in [Fig. 5](#fig5){ref-type="fig"}, which is in confirming to the structure proposed (see [Fig. 7](#fig7){ref-type="fig"}).Fig. 5Fragmentation pathways of 3β-hydroxy-3-methylbutanoyloxy-6α-hydroxy-nor-cassamine (1).Fig. 5

Here we display in [Fig. 6](#fig6){ref-type="fig"}, the ^1^H-NMR spectrum of compound 2. Characteristic signals are observed at δ~H~: 4.75 (H-3, HC-O), 4.05 (H-7, HC-OH), 5.80 (H-15, HCC), 4.31 (H-21, --CH~2~-O-), 3.17 (H-22, --CH~2~-N), 2.98 (H-23, N--CH~3~) and 3.69 (H-24, CH~3~--O).Fig. 6^1^H -RMN spectrum (in CD~3~OD) of 3β-hydroxy-3-methylbutanoyloxy-erythrosuamine (2).Fig. 6

Correlations observed on the HSQC spectrum ([Fig. 7](#fig7){ref-type="fig"}) of compound 2 made it possible to establish the majority of the linkages between carbon and proton (^1^J~C-H~).Fig. 7HSQC spectrum (in CD~3~OD) of 3β-hydroxy-3-methylbutanoyloxy-erythrosuamine (2).Fig. 7

The [Fig. 8](#fig8){ref-type="fig"} displays the IR spectrum of compound 2, with characteristic absorption bands of hydroxyl (OH) and amine (NH) groups (ν~max~: 3441 and 3323 cm^−1^), methyl, methine and methylene groups (ν~max~: 2871 and 2849 cm^−1^), vibration of the linkage CO of esters and ketone (ν~max~ 1723, 1701 and 1653 cm^−1^).Fig. 8IR spectrum of 3β-hydroxy-3-methylbutanoyloxy-erythrosuamine (2).Fig. 8

The [Fig. 9](#fig9){ref-type="fig"} displays HR-ESIMS of compound 2, with a pseudo-molecular ion peak at m/z 552.3175 \[M+H\]^+^ ([Fig. 9](#fig9){ref-type="fig"}A), which allowed to establish the molecular formula C~29~H~45~NO~9~. Characteristic peaks of cassane diterpenoid amines [@bib2], [@bib3], [@bib4], [@bib5] are also observed ([Fig. 9](#fig9){ref-type="fig"}B) (see [Fig. 10](#fig10){ref-type="fig"}).Fig. 9The HR-ESIMS of 3β-hydroxy-3-methylbutanoyloxy-erythrosuamine (2).Fig. 9

Thus, the pseudo molecular ion \[M+H\]^+^ gave fragment at m/z 552.3175, the ion \[(M + H)-30\]^+^ at m/z 522.2820 corresponding to the loss of CH~3~--NH, the ion \[(M + H)-75\]^+^ at m/z 478.2506 corresponding to the loss of HO--CH~2~--CH~2~--NHCH~3~ and the ion \[(M + H)-252\]^+^ at m/z 300.1668 corresponding to the loss of CH~3~--O--CO.

The fragmentation pathways of 3β-hydroxy-3-methylbutanoyloxy-erythrosuamine (2) ([Fig. 10](#fig10){ref-type="fig"}) is similar to that of 3β-hydroxy-3-methylbutanoyloxy-6α-hydroxy-nor-cassamine (1).Fig. 10Fragmentation pathways of 3β-hydroxy-3-methylbutanoyloxy-erythrosuamine (2).Fig. 10

2. Experimental design, materials and methods {#sec2}
=============================================

2.1. Instrumentation {#sec2.1}
--------------------

An Agilent 1260 Infinity LC system (Binary pump VL G1312C) in combination with an Agilent 6530 Q-TOF-Mass Spectrometer was used to identify the compounds. Agilent MassHunter Profinder (B.06.00) and Agilent Mass Profiler (B.07.00) Software programs have been used coupled to a customized extractable and leachable database to help rapidly analysis data and identify detected compounds with a high degree of confidence.

The LC conditions are described as follows: A column Agilent ZORBAX RRHD Eclipse Plus C8, 3.0 × 100 mm, 1.8 μm (at 50 °C) was used. Mobile phase was constituted by ammonium acetate in water (Phase A, 100 mg/L) and MeOH (Phase B) at a flow rate of 0.5 mL/min; a gradient of 0--100% MeOH in 15 min was applied. The injection volume was 5 μL and samples were dissolved in MeOH (1 ppm). Mass analysis were performed in Dual Spray AJS-ESI (ionization mode) with a Drying Gas rate of 10 L/min at 150 °C, 30 psi (Nebulizer pressure). The Sheath gas rate was 11 L/min at 200 °C, Capillary voltage 3500V, Nozzle voltage 300V, Fragmentor 145V. The acquisition parameters were set at All Ions MS Scan in positive and negative mode with mass range of 50--1300 m/z. The MS Scan rate was 7 spectra/s.

2.2. Materials {#sec2.2}
--------------

Root barks from E. suaveolens were collected and identified in Côte d'Ivoire. The dried and powdered root barks were extracted three times with MeOH and partitioned with methylene chloride next with ethyl acetate.

2.3. Purification and isolation of compounds {#sec2.3}
--------------------------------------------

Only the ethyl acetate extract was fractioned using successively flash chromatography, Sephadex® LH-20, Silica gel column chromatography and semi-prep HPLC. Obtained fractions were purified by semi-prep HPLC as follow: flow rate 250 μL/min, linear gradient from 5% B (A: H~2~O + 0.1% formic acid, B: ACN) to 100% B over 30 min. Two fractions were retained and both were partially soluble in methanol but insoluble in hexane. Thus they were purified by recrystallization in hexane. These purifications led to two amorphous solid which were identified as original cassane diterpenoids amines (1--2). Their originality lies in the presence of 3-hydroxy-3-methylbutanoyloxy unit in their main chain.
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